Two new acetylenic fatty acids (1, 2), a new triglyceride (3), along with eleven known compounds including 3-oxo-11a a,12a a-epoxyurs-13b b,28-olide (4) previously reported as a synthetic compound, have been isolated from the leaves of Hymenodictyon excelsum. The structural identification was established from spectroscopic data.
Its bark is used as an astringent and febrifuge, while its leaves are used to treat ulcer, sialitis, sore throat, tonsillitis, and as an anti-inflammatory.
2) The chemical constituents previously reported to be found in this plant were coumarins, 3) and anthraquinones. 4) Chromatographic separation of the hexane and CH 2 Cl 2 extracts led to the isolation of two new acetylenic fatty acids (1, 2), a new triglyceride (3), as well as, 11 known compounds, including 3b-hydroxy-11-oxours-12-en-28-oic acid 5) (isolated as its acetate derivative), 3b-hydroxy-27-p-(Z)-coumaroyloxyolean-12-en-28-oic acid, 6, 7) 3-oxo-11a,12a-epoxyurs-13b,28-olide (4), 8) 3b-hydroxy11a,12a-epoxyurs-13b,28-olide (5), 8, 9) 3b-hydroxyurs-11-en-13(28)-lactone (6), 8, [10] [11] [12] oleanolic acid (7), 13, 14) b-sitosterol, 15) uncarinic acid E (3b-hydroxy-27-(E)-p-coumaroyloxyolean-12-en-28-oic acid, 8), 6, 7) ursolic acid (9), 13, 14) ursonic acid (10) , and 3b-(formyloxy)-urs-12-en-28-oic acid (11) . 16) Compound 5 was reported to be isolated from Thevetia neriifolia, 9) but the reported NMR chemical shifts were not consistent with the proposed structure. Our finding revealed that the 1 H-and 13 C-NMR data of 5 were similar to those reported for the corresponding synthetic product. 8) Compound 4, documented as a synthetic product by oxidation of 5 using CrO 3 , 8) was obtained for the first time from a natural source in this study. We herein report the structural elucidation of compounds 1-3.
Results and Discussion
Compound 1 was isolated as a colourless oil, and assigned a molecular formula of C 21 H 36 O 2 based on its HR-MS spectrum. The infrared absorption bands at 2913, 1706 cm
Ϫ1
, a carboxyl carbon signal at d 179.5 in 13 C-NMR spectrum, and the presence of broad methylene protons signal at ca. d 1.23 indicated compound 1 to be a fatty acid. The monomethyl ester (1a), prepared from 1 by treatment with diazomethane, was used for additional 1 Tables 1 and 2 . Base fragment ions in the mass spectra of 1 at m/z 140 and of 1a at m/z 154 were proposed to arise from McLafferty fragmentation with cleavage of C-8/C-9 bond resulting in the loss of trideca-1,12-diene. Compound 1 was therefore identified as henicosa-6-yn-20-en-1-oic acid.
Compound 2, which was isolated as a colourless waxy oil, showed a molecular formula of C 19 Tables 1  and 2 . Intense fragment ion with m/z 112 in the mass spectrum of 2 and with m/z 126 in the mass spectrum of 2a arising from McLafferty cleavage supported an acetylenic group at C-4. Compound 2 could therefore be assigned as nonadeca-4-yn-18-en-1-oic acid.
Compound 3 was isolated as a colourless wax and the HR-MS spectrum revealed a molecular formula of C 60 H 98 O 6 . FT-IR spectrum revealed an ester group at 1730 cm Ϫ1 and a terminal double bond at 1469, 908 cm This work is an example of the isolation of acetylenic fatty acids, and triglyceride of acetylenic fatty acid from plant of the Rubiaceae family and may be of taxonomic importance. 54 g ) was purified by reversed-phase C 18 column chromatography using MeOH-H 2 O (80 : 20→100 : 0) followed by silica gel column chromatography using hexane-EtOAc (80 : 20→75 : 25) as the mobile phase to yield 3b-hydroxy-27-p-(Z)-coumaroyloxyolean-12-en-28-oic acid (16.7 mg), 7 (30.3 mg) and an additional quantity of 9 (46.7 mg). Part of fraction 6 (680 mg) was allowed to react with acetic anhydride in pyridine, and after purification by silica gel column chromatography using a gradient of hexane-CH 2 Cl 2 (20 : 80)→CH 2 Cl 2 -MeOH (40 : 60), pure 3b-O-acetyl-urs-12-en-28-oic acid (160.9 mg) and 3b-O-acetyl-11-oxours-12-en-28-oic acid (6.8 mg) were obtained. Further purification of fraction 6 using silica gel column chromatography with CH 2 Cl 2 -MeOH (100 : 0→40 : 60) as the mobile phase gave 5 (25.9 mg) and 6 (28.1 mg). Silica gel column chromatography eluting with a gradient of CH 2 Cl 2 →CH 2 Cl 2 -MeOH (50 : 50) of fraction 7 gave 4 (5 mg), 5 (234 mg), 6 (198 mg), 9 (493 mg), 10 (25 mg), and 11 (52 mg).
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